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[«*»B23 i teeners fhi«***«-«-« 
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X'— (ay«-CONH- (CHpn— N-^ 



(H) 



£11+. X'iiMoyv-lFFtr^lijL. mttl *>&99> 
ffiftfr. ntt2*»fel 2ff)Bft£q%-*-. 

Ht3) 

H J C=CHOQNH-(CH 1 )n — N — ^ 
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<ir ) 



^H'*. nl±2*»^l 2<OfflR«-SrT. 
I<fc4j 

HH- (CHj)n — N— ^ 



30 



a (y) 

H Wfflh 

R#***>fc*. R'tt. !WRl~8tM« 

2TO"tf>'aLh-'>oy>'. — hD*>£V41^ h^isW. 

^A'lK-rt*. ft* t»UtJ«** 1 ~ 1 2T"*>"fcr>'8l 
R. R'^s-otctroT/Noyv. =.hofc*ntt* h 

R R' N- <CHj)n — N ^ 




(VI) 



N 



CI 



3ttII«K nfcl2*»4»l 2<0S»*ijr*-. 
HjN- (CH,)n — N — ^ 

(IV) 

"CI 



*Vl«*>. R#***>fc&. R'»i. SSRRl~8T4Mft 
at^LTtiv^T/^y'f/Ptf. #JRftl~8T4H* 
40 «S^LTt>J:vvNor/U#y'>f/t*. **ftl~l 2 

1 2T<>-fcf>'8Lb'M32'>'. - hofcfcutt.* h*S^ 

ft 1 ~8T4H*«£$r LT t» J: »TA'a*3'*Jl4|C=* 
S. IR«ftl-8T^««S-lrLTtJ:VWNOT/P3df 
>-#/lo-tf-/H£. *>*nlil»aRftl~l 2T'^>-tf>-ai 

50 R. R'*«— :>ic$r-?T>\oy>\ =.ho**v^ij<h 



3 

h. n(i2*ws>l 2<0fflS«-5?f. 
[fc8] 

RR'N-((«g>n-NH 

oic- 

itVIl*. R#**<Ofc&. R'fcL <«&Rl--8?a* 
«fcSLTLJ:v^T/^y>f;HS. «*ftl-8T#* 

ft l -8T#*«*ff LT t> iv^3*^*n/*-^ 
S/*^*^A«. &*^i#*ftl-l 2T^-tfy« 

J: V > 7 x ~ A'T/t' Zl^ist frtfZWm&Tfcf. t.tZ. 
R % R^t-otlJSroT/Noy^. = hafcftt«t*h 

*. n(i2Kl 2<DWfc£*rr. 
Hfc9) 

3CVlll«f. Rtf**©*:*. R'tt. IW5Rl~8Tfl- 

n*. «3BH:l~8r»«(Rt«rLTtJ:vvNoT;U3 
ULtAoyy. -hn&Svili^Mf L/C 
R, R'*<-ot=*-3T/Noyv. r.ho**miXh 
S. n{i2A>4>l 2<0SS:*jjrf. 
10001] 



(3) WWT9-20 584 

4 

tTW&BHi: L/C*J8»tffl*75 Kit**. XXV* 
[0002] 

«i£. TVIrtV (f- ■ **) B>4*i£, PUVA 
10 *t>OTU*<. W=*ro4 WiWlR 

HXr-f (<«l|*E.BMcftff. 
27 [wle 16] 597-602. 1 995. <Mfi* 

Bfffttt. 27 [supple 16] 603-609. 
1995) . Th£Hltf««8*fca»vCtt. Thl 
^A-A-MfitTh 2^'t-flBart? VX«fil«B 
-«C*>t>T h 2«Bft{20tt»t* 0 . Th2IOU>6 
20 <0<fV*-o.<*>'-4'*4V*-n4*>'-5«ritt> 

ml mm- iwzm*L3mtf8&2*.ht^ : 5titf 
tub&ixm. «e->-c. Th2«Httmn-« 

inf. m*mfcmtiRmiiT'±mmimt>ti 

[0003] hrc. t bn&mtztXMitt 

4-T6t»4«»t4-8«BttCjfc«ct*')24~4 

8«ra»«rf*ft«Ris*^tt. n«fi-nnfiKie. 

ate phase reaction of the type I allenyTftD. T 
h 2'sWHWB • flHMMKRboTti* fc#£4, 
MJliWlofc (jaRjat. 27(5). 
564-5 74. 1995). itfJidfc. TI-trHx 

40 mTftO. «6SE*kOJHt**=Xi»ti^Tlttr 

50 [0004] ifc. *»sofl:**t«fiLfcfl:^nrt« 



<4> 



t#BH l 9-208584 



5rV[4. 5-c] =wj>-4-rs>-aiLT 
i±, a-xjwt** i -a vr+fr- i H--f 
v[4. 5-c] #yu>—4-rsy <-f S#*K) 
«-tW>i:LTVKo*>ffl^ii.T^S (R*f«IWfll4 5 
34 0f. *83&ftSI4 68 9 3 38-?> *0B»WB4 
698348f. #QB«HB4 9 296 24^ 
flFS385630?. *HB«WB5 34 690 5^ 

UfHR?3 - 2 6 4 5 6 2#Cfli*SiVC^*a<. UIS 

[0005] * 
X 



10 



Srfitfc X9 S J:tfM««fl««WWB*eH«* 
ft*. 

[0006] 

[0007] 
[fclOl 




o 



(ca,) .-ocNi- (og n — «— ^ 




(I) 



[0008] a*i«K xjiTWRK^a^i^oy vat^ * [ o o 1 7 ] 



£«*>U m»±lj&»69«»a«. nU2H12<« [fcl3] 

[0009] ( 2 ) ±E ( 1 ) fc£»*>TS 

[00 10] (3) TE*IIT«$it6iCI<OTS H» 

[0011] 30 
[fcll] 

x'— (CV--C0NH- (ayn— n— ^ 




(m) 



(n) 



[00 1 8] sCmcf. nl±2*»^l 2^HS^. 
[0019] (6) TK*!VT«Sft,*5tl£>T5 K» 

[0020] 
Hfcl4] 

HjN- (CH,)n— N— ^ 



[00 12] 5*11*. X'tt/\o**wm«U>U m 
ttl*'/5>9<Ofi»$r. n<±2*»4, 1 20fl3»4-3rr. 
[00 13] (4)TaE3€irTS?Sft.63CI<75T5H» 

[00 14] 
[fcl 2] 

H,C=CH O0NH- (CH)n — N — ^ 




<1V) 



CI 



40 




(n* ) 



[0021 ] ^IV«t>. ntt2*»£ 1 2<0ffl&fcjjc*\ 
[0022] ( 7 ) T2eSCVT->SS*l&5«:i<OTS K]ft« 

[0023] 

[fci 5] 

8 R* N-(CHpn — N— ^ 



[oo i 5] aiir*. nii2*»^i 2n&ti^t. 

[00 16] (5) Tfi5«Ilirij*Sil.S5S10T$ K» 




(V) 



NHBn 



[0024]aSV«K R#**Ofc$. R'fcL ««ftl 



(5) 



HBPP9-208584 



ri~i 2T*j'*r>'axAoy>\ -bo*iv»u^ 

h * i' IMS * t T t «t V » 7 x X/t>7 Atf J 4 7WS . 
K#R1~1 2T^-tf> , aU:/NO*'y. xha**V> 
li* j/WffittfLT t J: ^7x J^isTM /4 
A*. l^l-STJrt^fctfLTiJ^T/t^S/ 
jfr/Prfxa*. JK*ftl~8-ca«B**rLTt»J:kv\ 
or/Pa^^rt'^/l*. *&kXiI**Rl~l 2T 

£ ITLT t» J: H7 x -)UTll>3* i/*/P#-A«SrS 
•f. i*:. R» R , *'-o«r->T.'\ny>\ xho* 

nl±2*"->l 2<0MS**-*\ 
[00 25] (8) TKSCVlT*S*li«I<orS H» 

[0026] 



[fcl6] 



aX 



(VI) 



[00 27]3)CVI*. R#*Stf>fc&, R'tt. K*R 
l~8T*HB*£*LTi«tvvr;l'rt/-frt*, KK& 

5RR1-1 2?«.y*>mk'\ayy % -bahbW 

& 2-C^-tf^HLhAny^ -hafc 

h^ljt h+isWA&ili IX d J: H7 x /^TAjO 
y-f/WS, K««l~8T^HWHeWLTt,J:v>r^3 
dr^/W^HS. «*Rl~8T#**£WL.TfcJ: 
vvNorrt^^/MJxrt*. fc*v>u**fti~i 
2T'«.>'-tf>'«i:Aoyy. -bahhWXb**'* 

ifc. R. R'At-ottiTAD^, -ha 
WW h*fWUS«TLTt Iv^SttWK-T 5 
FfcflWW*. ntt2jK>l 2<0fiB**-*\ 
[00 28] (9) TJ25SVIITiS5*t.&5tltf>TS KS 

[0029] 
[fcl7] 

RR'N-(CH 2 )n— NH 



(MI) 



[00 30]3WI«t». R#***>fc&. R {±. DHRB 
l~8T4H^£*TLTt».U>7n';»yM/P*. **ft 



jRfti— i 2T*>'-tf>1U:'«»y>\ -hafciutt 

£. K*ft 1~1 2T^-tf>H±/Noyy. -ho* 
*v«Xh*^Btt««- : ffL'C<.J:v>7x>'^yr^ 
J4lWk. «*Rl~8T«*t«t*tTtJ:v>T/W3 
*>^>l/#x/PS. «*Rl-~8T#*«€:<fLTfcJ: 

2r^V*f>«±AO>'i / . -hojb*nli>Mf>* 
MStWLT L J: W7 x=Ar AO+i'a/PJtCx/HBfr 
10 xfc. R. R"**— :>«r->TMay>\ -ho 

F«*flW*. nl*2*»fcl 2<0fiSS[SrwT. 
[003 1] (10)TE«Vin-C^*<l**!OT5 

[0032] 

[ftl8] 

R R'N-(ag n — fffl 0 



20 



(«) 



[003 3J3KVH1+, RtfjJeawfcS. R'Jl. ft* 
Rl~8T««K«r«rtTt.J:v^r^>'-fiH6. 

tt> h^i^«««:WLT t J: V»7 xcjpr/^ y 
S. **ftl~l 2-C^v*fv«Lh^oyv. -ho* 

&v^»>*>«)ai«:*rtT<>J:v>7x>'#^r^ 

30 *$s;M4fs*S. DW6Rl~8"C»««e«-LTt,J: 
k\z\DT/l'3+y'*A'*=Jl«. fc&nttJWRRl-l 
2X"*.y#ym±.^ayy, xh-o&*v»ii.rfh-*i'E 
J«S*UTfeJ:v^7x=Ar/P3^^A'^-;^S- 
^-f. R. R'* t — 5Wr->TAnyv. -ho 
*>h\*±jc h4ri^B*WLTiJ:V»3f#BSBtt'f 5 
KtJWW*. nlx2ft»6l2«*Re«*-. 
[0034 ]3tV. «W. *Vllt:*Jtt6R. R'ttTS 

y*ofiaHiT*'). eaea. r-tf-Jk roe*; 

40 h^rv'JOrt'^x/K iso-7h-*sofr/U*x/K tert- 
7>4fi'#/l'*X/k 7^ 

[0035] jfilWft'&ttWESWlCj^SL d 
fflfcl/Oi. «0K. Afl^cKK. OK. ffiK. y>K. 

K. SSBfi. >-i^K. ^^yxwvK. p-h/wx 
[0036] 

50 [ftWOHHtfWKB] *fcW>3C!?*3fl*«»frT 



<6) 



SKBHWWi. «itfKTF<0J:dCUTWW4£i:*c « [0037] 
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[0038] xa ( i > tza^x, aaHwrc&^aeix 

« 2 . 4 - *J9 o o - 3 - - h o* / U Vl±44«BMrT 
XrrUXA'W^rtt (Chea.Ber.. 1918.51.1500) 3F 
»Cl->T*«f6ii:30*T**. 3SX(T>TJl>*cU 
VT 5 >-0* ST* SBM*L (Synth. Co 
..1990.20.2599. J.Med. CW .1988.31.898. J.Qr 
g.Che... 1981,46.2455. J.Akt.Om.Soc.. 1941.63.852 

*<0RJR±. (tf*L<Uh 'JlfA-TS^ 

u s^*> * 5 /taaHtflwi) fna**-* CfclCfc 



40* [0039] IS (2) «JWC. -bajfrMSztim 
[0040] JM (3) (CiJUT, SCVIKO^fc-dHth 

[004 1 )xb (4) tc*jt>x. ievi*>ft:£fiKors 



( 

1 1 

tert-rh^^/^iA- ( Bo c ) <0*6Uft«j<r» 

h y 7A-*npgrr. *y-siu**istrii'$z.H' 
(Z) wftSttft<l^-l«£»^£fcfc.t->T 

[ 0 0 4 2 ] IS ( 5 ) WiOT. ftaaStt**^ 

kWft-r&w t ci oT*v<ofcs**fts £ fc^r? 

[004 3JIS (6>CiiVVC. (M 

[0044] IS (7) fcfcHT. ft«fi«c±«»W«fc 
•CtaW* £ k Hi ->T*I II<»fc£*»«-ft* £ t **r 

[004 5]IB(8)fc*»vc. 3ClIl«Ht^Kit/> 
or/P*>ttfcfct,fca!3*»*(fcfc;tlf. N.N- 

(fcfcitf. «jMry4 5 K. MtttoMUtL «?n 
FSsartr) r«*$*i£fct:J:->T3Kii<ofl:6* 

t»<Ct*«T*6. /\n77Mr>fllW>ftb9 
K. **&ftft£ (fcfcitf. *9VXMt=JMPi 

r**>tt*Jfltvc<»Jt». 

[ 0 0 4 6 3 IS ( 9 ) isatvt . 5SXI<Ofc£*tt4Hai 

arc*9. an*i\,*Hr*nfc£*fckfei:a3fc» 

-fym/v-^fcif) «Mnftf*.zkfc:J:->T 
aat(fcfcitf. mj m»V9a. 
t o o 4 7 ] *«q»<raci n.* r s vwwaaf 

«. *r*MH. ft*|. «TiH. mm. BJSH. A 

<.»*WK±..iHtJH. ftffi. *IWH. jSBBPI. AMH. 

MkL.ru. wwm. msm. mm. mm. «r 
«. ran. mm. ss*r. nam. m 

W. ««<E*H1. ftffiH. «B|ffr&eflMf6*l». 
[0048] «l^k^WtV*<0Hf«BW±, jff 4 U 
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[0049] Ai«rt&*&tft*>Hfttowi, n» 

[0050] 

[stem jjcc *m*xiffl£i->xzt>£xmtz 

x-*tt. I R*"<* M4iB*4HK I R - 8 1 0 . > 
H-NMRXt? bfitt Varian Unity 400 MR Aopara 

[0051] immi) 

4 - rg- tos»!W^jK=»Tiy) roe 
jurgyi -2-»pp-3-=ho»/'jywM 
2.4-^on-3-xho*/yyo.i 9b (o. 

768b>I)2U;N- (^3?jt**£'*A4Cx*) - 
1 , 3 — TO/OiTSyO. 16k (0.768mo1) 
20 trhyxf-rt-TSySri*. 7 0t:taWkLTliWBt 
ffLfc. hyx^TS>-fr«ET**Lfc«. wt< 

f-wvtcimu *». «a (Mgsoi > »*tt 

JSBET«*Lfc. a»JrS«'y*yA'*5A^OT>^? 

n-^Mry-Wfctf*- (2 : lv/ 
v) *aJB*teJ:9. 4- [3- (O'y*-*^**' 
jUXA-TSy) mKA-TSy] -2-?nn-3-- 
ha*/yv0.27g (0.65 laal) *ftfift£k 

6. 

30 [0052] »H-NMR (CDC 1*) 8 (ppm) : 1. 
79 (2H.m) . 3.35 (4H.m) . 5.02 (1 
H.br) . 5.18 (2H.s> . 7.15 (lH.b 
r) . 7.37 (5H.m) . 7.57 ( lH.t. J=8. 
0Hz) . 7.73 (lH.t.J = 7.8lb) . 7.90 
<lH,d.J-8.4Hz) , 8.21 (lH.d.J«8. 
0Hz) 

[0053] (SOt«2) 

3-rsy-4- T3 - (^ys/'A^res/art/dtxn/r 

40 4 - [ 3 - l«.yi?A'**i'*n,#=*T S / ) TUt 

A-rs/] -2-^ao-3-xho^yy^o.27 
g (0.6 51«ol) «r>^>'-A-10«ICilWL. M 
<a»lil&l««B0.22g (0.390bo1) fclDtK 

ft ( N at SO« ) ft. «ft«r«EffTffl* Lfc. ftftf:^ 

W?/-A-(300 : lv/v)»{fiftj«Cji9. 3 
-T5/-4- [3- CCyy^^i/^/J/SfxA-T S 
50 /) rntriPTS/J -2-^oo#yyyo.i 2« 



(8) 



#irr , 9-208584 



1 3 

(0.31 2-ol ) €:««fe»3(Efc LTfcfc. w<Ot» 

[0054] 'H-NMR (CDC Is) * (cm) : 1. 
76 (2H.m) . 3.30 (2H,m) . 3.42 (2 
H.q,J=6.3Hz) . 4.21 (2H.bs) . 4.44 

(lH.br). 4.92 (lH.br) . 5. 16(2 
H.s) . 7.30-7.39 (5H.m) . 7.46 (2 
H.m) . 7.89 (2H.m) 
[0055] (SEttM3) 

1 - f 3 - ( O iS/U** istill'ff.-fc-r S j ) ypfcr 
/Ul -A—7UU- 1 syy T 4 . 5-cl*y 

3-T [3 - ( *Oi?A,*<* i^^^i—l^T 

sy) roeA-TSy] -2-?no*yy>'0. 1 2 
s (0.31 2bmi ) t: h uxf-^sr/Ph*^— h o . 

5 2-1 (3.1 2hdI) «b£. 1 0 0t:fcatfkLT3. 
5«BMtffUn:. R«S««:«ffiT«BtT. 1- [3- 

(O'^sr^^/u^A'rsy) -4- 

?no-lH--f £^V [4.5-c] +yijyo.l2 
S (0. 304-oD SffiftfilBfrJ: LTWfc. Z<Oh 

[0056] 'H-NMR (CDC la) 8 (pp.) : 2. 

24 (2H.m) . 3.36 ( 2H. q. J =6. 4Hz) . 
4.67 (2H,t, J = 7.0Hz) , 4.95 ( lH.b 

r) . 5.14 (2 H.s) . 7. 3 1 - 7. 3 9 ( 5 H. 
m) . 7.6 2 (lH.t. J = 7.8Hz) . 7.71 (1 
H.t.J = 7.8Hz) . 8.09 (lH.s) . 8. 1 3 

(lH.d. J=8.4Hz) . 8.21 (lH.d.J = 8. 
4 Hz) 

[0057] (SBtffU) 

1 ~ O-TgyTD^l -4— »PP-lH-^g 

rvr4.5-cl»y»j>.tHwg^tf 
1- [3 - (^^kWi/^irt'TS/) Tot 
;U] -4-^OD-lH— f SrV [4.5-c] *y 
UV0.12S (0. 3 0 4-oD (=A(t*»-iH8 [ 3 

3%] 3«itjini. saTi.5>*iBH»fLJt. raea 
**et«wl . sat i n -*«(t^r r y 

&V*tt*tJni^oo**-AT , 5@«iaiLJt. fgft 
(NatS04) tt*tt«:*flETW*U JSiMr^yay 

?S-n'-32%Bm ( 1 2 : 6 : lv/v) SjtiHfl-fc: 
•tO. 1 - ( 3-TS yxotryP) — 4 — — 1 H 
—f $rV[4.5-c] WV-Sfta60ig (0. 
1 8 7aol ) $-8!»feffl*t LT»fc. Z(D{,<T)tr>4H£ 

W^-^fctJaTOil OTA*. 
[0058] 'H-NMR (CDiOD) 8 (pp.) : l. 
94 (3 H.s) . 2.3 9 (2H,m) . 3.12 (2 

H. t, J=7.8Hz) , 4.82 (2H,t.J=7.2H 

z) . 7.70(2H.m). 7. 9 7 ( 1 H. d. J = 8. 

0Hz) .8.27 ( lH.d. J=8.0Hz) . 8.4 1 
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(lH.s) 

[0059] (IdtMS) 

i- o-rsyyoe/p) -iH-^gy/f^g 
-c 1 »yijy-4-7^^tf 
l- (3-rsyroe/i^) -4-^do-ih— f $ 
*v [4.5-c]*>'y^-iBwa6o«(o.i87 

mal) trmEEMMRJ&f tZAil* *9S—A>\ OmX&tf 
mrF&KT^-T 5ml *Mt . 1 5 OriSteRLT 
lWHrUte. EJESE*-«£ET««L. BHE*4**<0* 
ttBFMLl N-*UMk^hi;«>A**fflo. 5«l£ln£ 
Jt. «f*«!S:«»KLJ:^>'--/l^»^lltSJlLT:. 1 - 
(3-7SymW -1H-- f 55*/ [4.5- 
c] =^>"J>--4 -TSVl lag (0.04 5 5wl ) 
S:Si»felS*aSft (mp : 24 3 — 24 5TT (MR) ) 

**. 

[0060] IR (KBr)cr' : 3320. 317 
0. 1650 

■H-NMR (DMSO-de) 8 (pp.) : 1.93 (2 
H.m) . 2.57 (2H.t. J = 6.6Hz) . 4.64 

(2H.t. J=.7.0Hz) . 6.55 (2H.s). 7.2 
6 (lH.t. J = 7.2Hz> . 7.44 (lH.t.J = 
7.4Hz) .7.62 ( 1 H.d. J=8.0Hz) . 8. 1 2 

(lH.d.J=8.0Hz) . 8.1 9 (lH.s) 

[0061] (S3tM6) 

4- ra- UertziZJiSJc iJk^ikZl zag 
;urayi -2-»Do- 3-zKD*yuv^ 

2.4-i^OO-3-=.ho*yy>'0.5 9B (2. 
4 1 mwo\ ) BLVN — (tert-:Tr>rSo&/ks|«=.rt,> - 

i,3-ron^'rs>'0.4 2g (2.4 i»i) * 
hux^/prs^i o«m». 70-cicaeiLTi. 5* 

HHWfLfc. «ST h y x*-/PT S L . 

*fly»-f-U>-t=«KL. *i!t. (NatSO*) fe* 
EETaHBUi. y— /UThy-f-jLU— hut 
*"RU 4- [3- (tert-rh4r^/v,-n-/UTS 

y) 7-Dtr/PTSy] -2-?Dn-3-iho^ y 

V0.6 1g (1.6 Owl) Sr«fe|&&(mp: 159 
— 1 6 1 "C) fc LT»Jt. £^fc«0O*HKTA«>'r--*Mt 

laroiiOT**. 

[0062] IR (KBr)cr' : 3310. 168 
0.1580 

'H-NMR (CDC la) 8 (pp.) : 1.5 0 (9H, 

s). 1.77 (2H.m). 3.27 (2H.q.J=6. 

1Hz) . 3.36 (2H.q, J = 6.0Hz) . 4.82 

(lH.br). 7.37 (lH.br). 7.55 (1 
H.t.J = 7.8Hz) , 7.72 (lH,t,J=7. 7H 
z) . 7.89 ( 1 H.d. J=8.2Hz) . 8.27 (1 
H.d.J = 8.4Hz) 

[0063] (IOiW7) 

y-4 - T3- (ter t-rs^yKl^ -rt^ 



(9) 
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1 5 

4 - [3- (Lert-rh^^/U4<-/WT£/) TOtT 
/VTs /J -2-^DD-3--hD*/y>'0.27 
g (0.7 0«ol) frx^-A^ilCSJWL. *(W 
■f [113 • 2*»»0.5 5g (2.4 5-oD fcjfcil 
l*iaffl«flB5U:. JftfflttKIKff€-2N-rv<-r* 
£&»t. ^oo*;^T20«iajU. «» (*H*) , 
££ ( Na,SO. ) ft. HETStfirBiW:. »*€r 

■W-IWxf-rt- (1 : lv/v) VttKHcJtQ. 3- 
F3- ( tert- 7 r^ail/sKX^T 5 

/) rot/pr*y] -2-^oo^yyvo. 1 5g 
(0.42 8-oi > mnm&t irnt:. zotn 

[0064] 'H-NMR (CDC la) * (ppa) : 1. 
49 (9H.s) . 1.73 (2H.m) . 3.29 (2 
H.t.J = 6.2Hz) . 3.35 (2H,q.J = 6.0H 
z) . 4.28 (2H.bs) . 4.60 (lH.br) . 
4.75 (lH.br) , 7.44 (2H,m) . 7.87 

UH,d.J=7.6Hz) . 7.94 (lH.d.J = 7. 
6Hz) 

[0065] ($ltM8) 

1- f3- (tert-7 , S*^»kKal'7£y) 7* 
-4- »OD-lH-4S»Vr4.5-c1 

3-TSy-4- [3- (tert-rh^^^lf-^r 

sy) rot/wray] 1 5 

g ( 0 . 4 2 8-ol ) t h >JX*-JM7H«siyWj<- r 0 . 

3 6«i (2.i4iwi) mix* ioov?2*a& 

^fcSOtreUHBffU:. KJK&£tt*«ET*i 

U ^oo*iUA->^y-^ ( 1 50 : 1 — 100: 
lv/v) SJHWfrCJ:'). 1- [3- (Urt-7*Mf^ 
*W^TSy) rntr/u] -4-?on-iH->f 

S^ r V[4.5-c]4fyy>'0.14g (0.388mb 
1) fcefitt* (mp : 15 5-1 5 6"C) t LT# 

[0066] IR (KBr)cr 1 : 3380, 168 
0. 1 520 

'H-NMR (CDC Is) * (pp.) : 1.47 (9H, 
a) , 2.2 2 (2H.m) .3.30 (2H,q. J =6. 
4Hz) . 4.68 (2H.t,J = 7.2Hz) . 4.7 (1 
H.br) . 7.66 ( 1 H. t. J = 7.6Hz) ,7.72 
( lH,t.J=7.6Hz) . 8.09 ( 1 H.s ) , 8. 1 
6 ( lH.d.J = 8.4te) . 8.21 (lH,d.J = 
8.4Hz) 

[0067] (WW9) 

1- (3-rg yynhrrt>) -4-»pp- 1 m-a s 
1- [3 - (\xs\.-7Y*iif1]l\'if<.-ArT\J) Tot 
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A'] -4-^OO-lH— fSrV[4.5-c]^y 
!)>50w* (0. 1 39«ol) fcafl^f-l/VSalfcS 
ML. MJ7**Ofm0.1 111 (1.39»ol) tjta 
iffiBTl BflWLJt. RflW*«ffT««U BSfc 

i n -rtK(t*- h >; ? a*s« i Mi&v*m*t:toL . 
^aD^/^rsattajL. is* (Na»so«) d«E 

T«Btft. HSfc^x^x-x* (Oft***,** 

(3-T5/7T3e/W) -4-^OO-lH— (SrV 
10 [4.5-c]#yyyi4w(0.0536«ol) 

[0068] IR(KBr)cr« : 3400. 1 59 
0. 1510 

>H-NMR (CDC l»+CDsOD) 9 (ppa) : 2. 
06 (2H.m) . 2.72 (2H.t. J=6.8fe) . 
2.98 (2H.br) . 4.64 (2H.t. J = 7.0B 
z) , 7.57 (lH.t.J=7.6Hz) . 7.61 (1 
H.t, J = 7. 61b) . 8.03 (lHs) . 8.05 
20 (lH.d.J=8.0te) . 8.1 1 (lH,d.J«8. 
OHz) 

[0069] (mxmio) 

i-(3-rsyme;p) zLkM=±k££lA^5 
-d *y >j>-4-rsv<^ig (*gm 
l- (3-rsyroiriP) -4-?un-i h-4 s 

* r V[4.5-c]*/!J>'14«(0.0536«ol) 

«cTV*XT3Blfctt£. 1 5 CCtaffltLT 1 W»f 
Lfc. B06«*«EF*BU SitCl N-*Wfcrh 
30 y>A*»»0.3«l^lBi«faS*t»TKLT, 1- 

o-rsyTtae^) -ih~ rs^v [4.5- 

c] *y»jy-4-TSV8«g (0.033 ImoI) 

[0070] ootmi) 

4- /QS/Jt>TSy-l- f3 - ttert-ft>*i/ 

a/Mtx/prsy ) roe/n -iH-^gy>/fi. 

5- cl^/yv^iS 

1 - [3- (tert-7'MPs'*/M*XA'75y') TDK 
40 M -4-70U-1H— f S^V [4.5-c] 

yy30« (0.083 looi) tco^rsyiii 

15 0iCtetoilLT3l«aWHfLfc. «ETS 
»0^vi;;l'TSy€'«*U, 1 N -ant Affi*trfcj 
^.«(b«f-U^T2Eltt!flUft. «Wflttt«*«Wc* 
*ry*A*S»Ta»U <E» (NaiSOi) ft. « 

^77^-fc:(tL. ^ao*rt'A->^y-A'(l5 
0 : lv/v) SasWNCJ:'). 4-^>y>rS>'-l 
- [3 - (lert-7h*->trH,#=JUT$S) Tnf 
50 ^] -lH->f 5^V[4.5-c] *yy^35« 
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(0.08 1 l-ol) Srafe»*(mp : 171-17 

2.5x:) tL-c»/t. znh<w>mcmT-9im 

[0071] 1R (KBr)cr' : 3330. 170 
0. 1 590. 1 540 

'H-NMR (CDC I j) * (pp.) : 1 .4 6 (9H. 
s>. 2.1 8 (2H.m) . 3.25 (2H.m> . 4. 
5 7 (2H.t,J = 7.0Hz) . 4.64 (lH.b 
r), 4.95 (2H, d. J = 5.2Hz) ,6.05 
(lH.br). 7.26-7.36 (4H.m). 7.4 
7 (2H.d. J = 7.6Hz) . 7. 51 ( 1 H. t.J = 
7.6Hz) . 7.82 (lH.s). 7.92 (2H.t,J 
= 8. OHz) 

(0072) (%ttMl2) 

l- (3-7;/7o^) -iH-f5yrf4.q 

-cl ^/'Jy-4-75y(^tt (*<Q3) 

4- '<.>^*;PTSy- 1 - [3- (tert-7h#j/ 
*hu#->ut$ J ) 7"otr/u] - 1 h-4 * rv [ 4 . 

5- c]4f./ , J>'30 B g(0.06 9 5Mt>I) £-4=»3« 
lfcr*HfL. jMMfc/t?S*?.&-K* [2 0%] O.lg 

-fcftU ^ODdvUA-^v-rt.- 3 2%Bfltt 
(6:3: lv/v) WOM*! 0 @«*KDRt6iS«-#. 

A-) -lH-fSr/ [4.5-c] #>/y>'-4-r 
SV7«(0.0290w!) «rtt*fe»5fcfc LT» 

fc. 

[00731 (ISltHl3) 
4- T4- <tert-yK» ^/P.-K^Tgy) 
TSyl -2-^np-^ -zKo#yijy(»fttf 
2.4-y7DD-3--hD^yy0.72g (2. 
9 7— ol) JfctfN- (tert-rmf^;U"K-/U) - 
l^-i'TS/r^O.Seg (2.97aol) &h 

yx^/wra^i 2 ■!«*>. 7o-ct:3iiatLTi.5Kfsi 

WTU. *£FF««U *U>-iaWK 
U *«. «atfi (MgSO«) *ETS«$:«3=L 
JSaEfrn— \^ti'-i''ltn'l- t-;P ( 1 l v / 
v) TMJ-f-jLp— hLTiFHL. 4- [4- (te r 
t-^h^^Xr/p^-^rSy) -2- 
^DD-3--ho4r>'l»^0.9 7g (2.46— ol) 
«rffi«*(mp : 1 2 5—1 26. 5*C) LT» 

(0074) I R (KBr > c.-« : 3 34 0. 328 
0. 1 680. 1 540. 1 520 
1 H-NMR (CDC I 3) 8 (pp.) : 1.4 6 (9H. 
s). 1.63 (2H.m). 1.78 (2H.m). 3. 
1 9 (2H.q.J=6.4Hz) . 3.47 (2H.q.J = 
6.1Hz). 4.68 (lH.br) , 6.41 (lH.b 
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r) . 7.52 ( lH.t. J-7.7lte) . 7.74 (1 
H.t.J«7.8Hz) . 7.91 ( 1 H.d. J-8.4H 
z) . 8.1 1 (1 H, d. J =8. 4Hz) 
[0075] («t«14) 

3- T5y-4- T4- l**rt-~rh*^*lVX-iVT 

sy) r^prsyi -2-yao*yu>-<^tft 

4- [4- (tert-rh^i^/t^tf-yt-rS y ) ?+)V 

(1.2 7—oD £x*y-/n 3«ifc:JBWL. «MW 
10 f [UJ • 2*ftftl.Og (4.43wl) tMl* 
IStoflKKHLfc. EC«*2N-T>t-r*tr* > «t. 

^oodt/PAr2B«iaiL. at» (*«*) „ left (n 

»X?-/W ( 2 : 1 v/v) JHMftfcJ: 9B«****>. 
««fir*flk^ f X-f-^X-T-^T > h y-f-JtU— hLT. 3 

-rsy-4 - [4- (tert-rh*^xr;u#x/krs 
y) -f+ivr s y ] -2-7Do*/y^o.i2g 

(0.3 2 9—01 ) SrfBfeJSAJ: LT»Jt. Zff>t>W> 
20 *HeWr-*«JaTtf>jlDT**. 

[0076] IR (KBr)cr' : 3270. 168 
O. 1 540. 760 

'H-NMR (CDC 1 3 ) * (pp.) : 1.44 (9H. 
s). 1.64 (4H,m) . 3.17 (2H,q.J=6. 
OHz) , 3.27 (2H.t.J = 6.6Hz) . 3.89 
(lH.br) . 4.1 5 (2H.bs) . 4.59 (1 
H.br) . 7.4 7 (2H.m) . 7.77 ( 1 H.d. J 
= 7.6Hz) . 7.8 9 (1 H.d. J = 7.2Hz) 
[0077] (33*0115) 
30 1- U- ( tert- Th^r ~>fill.7K-JVT ? y) ~T4~ 
A>1 -4-7DD-lHHSyVf4.S-r1*/ 

y^ofrffi 

3-7S/-4- [4- ( tert- JUtf^jUT 
S/) ?+lVT 5 y ] -2-^no^fyyvO. 1 4 k 
(0. 384— ol) fcrr-UXf-/P^hjf.A,>-h0.3 
2.1 (1.9 2— ol) S-ani. 1 0 0X:(C»B»LT 1* 

( 1 50:1—1 00: lv/v) JSffiBa-tCj: 
40 1 - [4- (tert-7'r-*^^/^x^r5>') ~X 
+/l>] -4-^oo-lH— f S5Y[4.5-c] + 

yy^o.i 2« (0.3 21-bi) s-aaafa©* (m 

P : 14 8-1 5 Ot:) fcLT»fc. wtf>i 
W-f - ^ JiiaTOil 9 T* S . 
[0078] IR(KBr)cr': 1695. 1510 
'H-NMR (CDC Is) 8 (pp.) : 1.4 2 (9H. 
s). 1.62 (2H.m). 2.06 (2H.m> . 3. 
21 (2H.q. J=6.4Hz) . 4.58 (lH.b 
r) . 4.65 ( 2H. t. J =7.4Hz) . 7.66 (1 
50 H. t . J = 7. 2Hz) . 7. 7 2 ( 1 H. t . J = 7. 6H 



( 
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z) . 8.02 UH.s) . 8.13 (lH.d.J-8. 
4Rz) . 8.21 (lH.d. J-8.2ta) 

[0079] immie) 

i - <4-r$ /*f») -4-^dd-i hm \y 
'/r4.5-ci#y»jvg>^£ 

1- [4- (\jat-7\>*istlMl=JUr$./) 7+ 
lH -4-^DO-lH— f 5rV[4.5-c]^f/ 

yyo.io* ( 0.2 6 7«oi> taut* f-wv6.it: 

SWL. M;7^o|«S0.21«l (2.67m>1) t 
1nL2&Tl*mLK. RJG»**£ETWBU R* 
£ 1 N -*Wfc* r !/ 2.1&WH8**jDi 
T^oo^ATSHttaSL. &tt (NaiSOO tt« 

- ( 4 -TS /7f7W) -4 -^DD- 1 H— f 5 
[4.5-c]*/!/V4 5«g(0.164«ol) fcffiff 

[0080] I R (KBr) ar» : 3400. 295 
0. 1670. 1520. 1360 2 
'H-NMR (CDCli) S (pp.) : 1.51 (2H, 
m) . 1.96 <2H.m) . 2.66 (2H.t. J«=7. 
2te) . 3.03 <2H.bs> , 4.53 (2H.t,J 
=7.4Hz) , 7.56 ( lH.t. J = 7.4Hz) , 7.6 
0 (lH,t,J = 7.5Hz) , 7.97 (lH.s) . 8. 
0 2 (lH.d.J=6.4Hz) . 8.04 (lH.d.J = 
6.4Bz) 

[oo8i] (9mmn) 

1- (4-T£yr*-JU) -1H- ^ 5^/r4.5- 

l- u-rsyrf-zio -4-^od-ih-^s^ 
v* [4.5-c] ^yyj^OBi (o.i46»o im 
BawaetcAiL. jc^/-ii/8riaw«BT»*r 

f*=T4«l*lni. 150t;tai8»LTlW»fU 
ft. KJ5»$r*ET«BU 3B»t£WlO*«ffllf U 

iN-*unk^Mji>A*jsao.5rit»ifc. «faj 

**WRLx^y-^*»6WttftUT, 1- (4-T5 

-iH->f$rv[4.5-c]*yy>- 

4-r5V14uj(0. 0 54 8«ol) *$fttfc&£A 

(mp : 227-230. 5X:(4MH) ) fcLTftfc. 4( 

[0082] 1 R (KBr) cr 1 : 3 340, 318 
0. 1650. 1 530. 1400 
•H-NMR (DMSO-ds) * (pp.) : 1.30 (2 
H.br) . 1.39 (2H.m) . 1.89 (2H. 
m) . 2.5 5 (2H.t, J«6.8ta) . 4.59 (2 
H,t,J=7.0lfc) . 6.56 (2H.bs) . 7.26 
(lH.t.J = 7.4ta) . 7.44 <lH.t.J = 7. 
7ta) . 7.62 (lH.d.J=8.0Hz) . 8.05 
(1H. d,J=8. 0Hz) . 8.19 (lH.s) 9) 
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[0083] (JBM18) 

*-^rg j ) - iH-^grvT4.s- 
^*jyyn&tL 

1- [4- (bcrt-7h*ci'trn,#=Jl'T$S) 7+ 
A,] -4-^oo-lH— f S^V[4.5-c]*y 
V > 7 Omg ( 0 . 1 8 7«*»l ) tZ^y^T S > 2ml fc 
Jot. 1 50X:Wlffl»Lr3^fl5WfLJt. xet*w 

i«ft^uvT2Bitta}Lfc. wwis-muwfcf* 

^hy^*««rat}»u eat (Nai so«> * 

9uvHfin,J*-X9J7rn> (1 5 

o : iv/v> m&WHz**). 4-Ky^/uny-i 

- [4- ( tert - 7 h * io^Jtf^T S y ) ^f-yp] 
- 1 H - 4 $ [ 4 . 5 - c ] * y !/ V 7 9 ■* < 0 . 1 
77«»1) tdfe«a*(mp: 151~153. 5X3) 

**. 

[0084] IR(KBr)cr> : 3380. 331 
0. 2930. 1680. 1595. 1540. 124 
5. 1 160 

'H-NMR (CDC I*) » (pp.) : 1.42 (9H. 
8) , 1.58 (2H.m) . 2.02 (2H.ni) . 3. 
18 (2H.m) , 4.55 (2H.t, J=7.4te) . 
4.55 (lH.br) . 4.9 5 (2H.d. J=5.6H 
x) . 6.03 (lH.t.J = 5.6Hz) . 7.23-7. 
36 (4H.m) . 7.47 (2H.d. J = 7.6fc) . 
7.51 (lH.t.J=7. 8Hz) . 7.75 (1H. 
s) . 7.90 (2H.d.J=8. Ota) 
[0085] (SgffcRl 9) 

i-(4-T5yy^)-iH-^g-yvr4.s- 
cl^y»jy-4-T5yg)^ 

4-<>yiPT5/-l- [4- (tert-rh^^/W 

c]4fyU>-67w(0.1 50«ol) fc*K5.1fc» 
IWU *Kft/f9>'''>A-««[20%] 0.15** 

-fcffU ?oo;tyW»-.**y--/l'-3 2%»tt 
(6 : 3 : lv/v) DBWaKOlUBafcl*. 

TWjnmLxwternu l-M-rs^*- 

*) -1H — f Sr/ r4.5-c]*yyy-4-T 
SV14« (0.0 54 8«ol) tWW9a*t UT# 

fc. 9StMi 7<ofc£»tHStL 

[0086] (5BtW20) 

1-T3- f f4 - (i^xnjtotMPi/) -i-e/t 
r4.5-cT#ytjy-4-TS>tf)^ft 
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a> ^DDifiBO.l Og (1 . l—ol) R.V1- (3 
-TSyroe/W) -1H-- f *yy [4.5-c]* 
y*)>-4-n>Q.2Az ( laol) £N.N-j>X 
^AtfA-AT S H 3 OaltCSS U 1 - ( 3 f-A 

rs ymtr/p) - 3 -xf-A-aA-df^-f 5 k • 

(EDCI ) 0.29g (1.5-ol) *lRjLT*&T\ 
*M#U:. RiEitttifcfcini. ^notfAATl EL 
^DO*A-A->^>/-rt' (10: lv/v) T3l3ttaj 
Lfc. *T«W**tt*TiSB*U ££ (NaiSOO 
«L *ET**S-S*LT. 1 - [3- [ (^oor-fe 

**•) rs/] rotA-] -ih- t syy [4.5- 

[0087]b) a) TW^tUtl- [3- [ <?D 

nrtfA') rsy] xoir/p] -ih— f $yy 
[4. 5-c ] *;>jy-4 -rs J"«fi£jei**x* 
^-a-sbiosiku 4- (s^xxAocM^) 

'^V-tKt&0.14g (0.472wl) Al^WR* 
**-hy«fA4 8m8 (0. 5 6 6—oD SlOi. 71* 

WiLfc. aaES^y^A^A^o-T'hy??*- 

iCftL. ^onjfcAA-.**,'— A (3 0 : 1~20: 
lv/v) JSaiM#tr < tO, 1 - [3- [ [4- (y'7i 

xa* - 1 -tr-^y ^vr-fe-f-iW] rsy ] r 
oka] -ih--( s^v* [4.5-c] ^yy^-4 

-TS>-2 0«g ( 0.0 364— ol > Zmt&fNMft 

*. 

[0088] IR(KBr) cr 1 : 3 3 20. 165 
0. 1 525. 1 070. 700 
'H-NMR (CDC la) * (pp.) : 1.70 (2H. 
m) . 1.86 (2H.m) . 2.19 (2H.m) . 2. 
27 (2H.t.J = l 0.4Hz) . 2.74 (2H. 
m) . 2.98(2H.s). 3.39 (2H.q. J=6. 
5Hz) . 3.45 (lH.m) . 4.54 (2H,t.J = 
7.0Hz). 5.49 (lH.s). 5.60 (2H.b 
s). 7.21-7.36 (1 OH. m) , 7.38(1 
H.t, J=7.2Hz) . 7.51 (lH.t.J = 7.7H 
z) . 7.8 2 ( 1 H.d. J = 8.2Hz) . 7.89 ( 1 
H.s) . 7.9 0 ( lH.d. J=8.0Hz) 
10089] (S5ft«21) 

1- 13- (ryj/prsy) 7T3t?^i -i h — f > 
l- (3-rsyrae;u) -1 h-4 syy [4.5 

-c] ^/U >-4 -T = V0. 24g ( lnol) £N. 

75^1 (l.lnol) AVI- (3-=S*f~1>T$.Sy 
QtTA) - 3 -Xf-A/rAtfi^ 5 K - tSgte 0.29 
g (1.5-oD «:aDiSaT3.5WSUtffL?t. RJC 
7 ootfA^T 1 Ilk ^od*/uo»-p< « 



12) IMn t 9-208584 

22 

?y-A do: lv/v) r4B«aiLfc. «mh 
u «a* ( n at so* ) n. kgetwk** 

RaE£i'yj»yAj»5A^cresy?7<-fc: 
ft L. ^dd*^-^^/- A- (8 : lv/v) saai 

Tb*j+*u-nxWLL % 1 - [3- (t^ua-t 
sy) 7-ntrA] -1 h— rsyy [4. 5-c] *v 

y^-4-TSVO. 14« (0.474ml) fctWfe 
»* (mp : 1 73~1 75*0 t LT#fc. £<D«,<0 

10 io^HttW>-f-^ajaT«oaoT*&. 

[0090] IR (KBr) or« : 3330. 320 
0. 1630. 1525 

'H-NMR (CDC It) * (pp.) : 2.25 (2H. 
m) . 3.47 (2H.q.J=6.5Hz) , 4.61 (2 
H,t.J = 7.0Hz) . 5.47 (2H.bs) , 5.7 
(lH.br). 5.71 (lH.d. J = 10.4Rz) . 
6.09 ( 1 H.dd.J=l 6.8. 10.4Hz). 6.3 

2 ( lH.d. J=l 6.8Hz) . 7.33 (lH.t.J = 
7.6Hz) . 7.53 ( lH.t. J=7.8Hz) . 7.83 

20 (lH.d. J=8.4Hz) . 7.92 (lH.s) . 7.9 

3 ( lH.d. J=8.2Hz) 
[0091] (3810122) 
1- T3- f T4- (is7*—n,X S*^) -i 

T4.5-C 1 »/'Jy-4-T?Vg)Atf 
1- [3- (T^yATSy) TDtA'] - ih— f S 
yy [4.5-c] *yy V-4-T5V0. 12g 
(0.4 0 6nol) £X*y— A-lOalCJMfU 4- 

(^x^hfj') ety&^-aoKtto.i 3« 

3D (0.4 2 7—1) &tf«K*Xt K >) <>A3 8« (0. 

447— >i> zta*.. imn»MstLti. *mnv* 

0 : lv/v) *asH4Hct OBftWbt**). 8tt«£tt 

X— TfrTbV+^-bVZmi.. 1- [3- 

[ [4- (y*7x^h^) -l-e^ys^ro 
>*v-fA-] rsyjroeA] - ih- f syy [4. 
5-c] ^yy^-4-rs^7 5« (0. 1 33—0 

1) tSHttSIB* (m P : 1 78~1 8 2*0 kLT» 
40 tz. Z<T>i> iDC^Ht^ «t=- ^ {itlTcoa 0 T i . 
[0092] lR(KBr)cr' : 3330, 320 
0, 1640. 1530. 1080. 700 
•H-NMR (CDC 1.) ff (pp.) : 1.6 1 (2H. 
m) . 1.84 (2H.m) . 2. 1 3 (2H.m) . 2. 
20 (2H.m) . 2.38 ( 2 H . t . J =6 . 0Hz) . 
2.54 (2H. t. J=6.0Hz) . 2.74 (2H. 
m). 5.48 (lH.s), 7.21-7.54 (11 
H.m) . 7.5 1 (1 H.t.J = 7.7Hz) .7.83 
<1 H.d. J -8.4Hz) . 7.9 1 (lH.s) . 7.9 
50 4 ( 1 H.d. J -8.4Hz) . 8.68 (lH.br) 
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[0093] (Sat«23) 

1-r4-<r» Ull,r5>>)y»/H -ltt-Jj? 
VT4.5- C 1* y»>-4-TSy<0£lg 
1- {4-Ti/-r+lV) - 1H-4 S* r V[4.5- 
c]*/y>'-4-7$J<'0.26g (IhdI) t"N.N 

5mi (l.i-at)fttn- (3-^f-;krs/ro 

£*) - 3 -x.+M*M&4 5 P • SBSBO . 2 9 g 
(1.5a>l) tttJOBT 1 WBtf Lfc. RJKBfc* 

y-^ ( 1 0 : 1 v/v) T40ttaJL^:. 

*Ci»L. m (NaiS04 ) ft. «ffF»«S:S£ 

U 9aa7t>A>M.-*9S-H' (10: 1-8 : 1 v/ 
v)JKfiWH=J:'). 1- [4- VT9WT\/\ r 
-lH—f S//[4.5-c]*/y>-4- 
7S^90mg (0. 29 1 mmo I ) «ri»«fttt* 
(mp : 17 6-1 78X3) JbLTfffc. Znt><»<»» 

[0094] 1R (KBr) cr« : 3320. 320 20 
0. 1 640. 1 530 

•H-NMR (CDCIi) * (w»> : 1.65 (211. 
m) . 2.04 (2H.m) . 3.4 0 ( 2H. q. J = 6. 
7Hz) . 4.58 (2H.t.J = 7.2Hz) . 5.50 

(2H.br). 5.52 (lH.br) . 5.65(1 
H.d.J = 10.2Hz).6.03 (lH.dd,J = 16. 
8. 10.4Hz) . 6.27 ( 1 H, d. J = 1 7. OH 
z) . 7.3 3 (lH.t.J= 7.6Hz) . 7.53 (1 
H.t.J = 7.7Hz) . 7.83 UH.s) . 7.83 

(lH.d.J=8.6Hz) . 7.93 ( 1 H.d.J=8. 30 
4 Hz) 

10095] (X&M24) 

1- T4- T T 4- (^x^h^y)-!-^ 

!LS£ZB£CZlik] rs yl r±&H - 1 h-4 
V[4.5-ci»y>i>-4-r5>g>^e 

1- [4- -1H-4 5^ 

V[4.5-c] */yy-4-T5J'8 5«g (0.27 
5hdI) «-X^y-rt-7«lCJfflWU. 4 - (i-'7x^ 
tY-itls) e^yyy-«K«88«(0.2 88w> 
\) Wm*!*i-Vy*7J*25wg (0.302-Dl) £ 40 
Jfci. lttMBHKLfc. ^SfcSriPjlLTB!*. iP» 

tfLfc. ;DD*^A-^^y-)K50 : lv/v) » 
ajftJHCfc 9 BflMhtftft. MW£ttX-r*T h y 
■f-aU— hLTWRL. 1 - [4 - [ [4- (y7x" 

/MMfS") -i-Ki»ify7cuxs4M rsyj 

W] -1H-4 S*V[4.5-e] */yy-4 
-TSV4 8w(0.0 83 2«bI) *afeft$(m 
P : 174~17 6t:) tUT»fc. C<OfcW>jHtr 
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[0096] IR (KBr)cr' : 3 370. 310 
0. 2950. 1640. 1530. 1090. 75 
0. 705 

•H-NMR (CDC1») fi (ww) : 1.48-1.6 
3 UH.m) . 1.77 (2H.m) . 2.01 (4H. 
■) . 2.30 (2H.t.J = 6.0Hz) . 2.44 (2 
H.t.J = 6.0Hz) .2.63 (2H,m) . 3.28 
(2H.q.J=6.5Hz) . 3.37 (lH.m) . 4.5 
6 (2H.t.J=7.2Hz) . 5.42 (2H.be). 
5.47 (lH.s) . 7.21-7.35 ( 1 1 H. 
m). 7.51 ( lH.t.J = 7.7Hz) . 718] (1 
H.s). 7.82 (lH.d.J = 8.0Hz) . 7.92 
(lH.d.J-8.0Hz) . 8.58(lH t br) 
[0097] (S5KW25) 
1 - T3- f f4- f L±z2M£2-Z=Jkl 

oak] -iH->f5^/r4.5-ci»yy>>-4 

l- [3- (T^yyprsy)roe^] -ih-4 s 
*v[4.5-c) *yy>'-4-rs>'5o«g(o.i 

6 9moD tX^/-A-5«lK»(WU 4 - [ (4-? 

oo7x=*) 7*x^h^^] eiyy^-ttHfli 

6 0«g(0.17 8«o1)&tf«»**-hhy^l6« 
g(0. 186»ol) *ft;t.T 1 BMSKEL*:. TORfc 

nvr-^^-tetfU:. ?oo*/i/X.-.x*./-/p 
( 4 0 : 1 v/v) StfiftiHcJ: 9 BOWi **» 

£ttX-xrt/Cb Uf-aU- h t/OPKU 1 - [ 3 - 
[ [4- [ (4-?DD7i^) 7xX/lo<h*H 

- 1 -fcy^yrD/v-f/v] rsy] roe*] - 

1 H-'f =rV [4.5-c J 3VJV-4-TSV4 
Oas (0.06 6 9«ol) tfifiR* (mp : 17 0— 
l 7 2.5X;) fcl/cflft. znhmntiKmT-r 

[0098] 1 R (KBr)M ' : 3320. 320 
0. 2940. 1640. 1530. 1080 
"H-NMR (CDC lj) S (ppa) : 1.59 (2H. 
m) . 1.81 (2H,m) . 2. 1 3 (2H.m) . 2. 
20 (2H.m) . 2.37 ( 2H. t . J = 6. 0Hz) . 
2.54 (2H. t. J = 5.8Hz) . 2.72 (2H. 
m) .' 3.37 (2H.q.J=6.4Hz) . 3.40 (1 
H.m) . 4.5 9 (2H.t.J = 7.0Hz) .5.43 

(lH.s). 5.45(2H.bs). 7.23-7.3 
4 (1 OH. in) .7.51 ( 1 H. 1, J = 7.6Hz) . 
7.83 (lH.d,J=8.4Hz) . 7.91 (1H. 
s) . 7.94 (lH,d.J=8.4Hz) . 8.59 (1 
H.br) 

(0099) (SUItW26) 

i - rs- u-ypn)i>7-»/^7;y)Tni^ 
flj - 1 H-- 1 srv f4.5-d »yyy-4-r 
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i - o-rsymw - 1 h-4 srv [4.5 

-c] *yj>—4-TS>'0.24 8 ( lnol) *N, 
N-yVf/U*^T; K3 0«Ifc:Bi8U 4-^dd 
BKO.l lal ( I.ImI) &tfl- ( 3-iS*+)UT 

5 /mw - 3 -X'f-^/urfC^M s k - mm& 
o. 2 9 s < i . 5««i ) srajisar] *mj* ut. s 

»Sr*ffl*Ta»L. CK» (NaiSO, ) tt. MEETS 

hi/carou i - r 3— (4-?no/u:r*y'>fA'r 

$y) rnt/H - 1H-4 srV [4.5-c] *y 
U>-4-T5>'30Bg (0.0867moI) tjJWBfe 

[0100] IR (KBr)cr':3330, 320 
0. 1 650. 1 530 

•H-NMR (DMSO-ds) & (ppz) : 1.91-2. 

04 (4H.m) . 2.26 ( 2 H. t . J =7. 4Hz) . 

3. 1 2 (2H.q. J = 6.2Hz) .3.64 (2H.t. 

J=6.6Hz) . 4.59 (2H.t, J=6.8Hz) . 6. 

58 (2H.br) . 7.2 6 ( 1 H. t. J = 7.4H 
z) . 7.45 (1 H.t.J = 7.8Hz) . 7.62 (1 

H.d.J = 8.0Hz) . 8.03 ( 1 H. d. J =7. 6H 
z) . 8.05 (lH.br) . 8.20 (lH.s) 

10101] (35*M27) 

1- T3- T T4- (y7x^h»i.) -1 -e^. 

uy^y^y-fin r$yi yotr;n -ih-4 s<r 
l - [3- (4-?Do/i-7 , ^y-f;P7Sy) me 

/P] - lH--fSrV[4.5-c] 4fy»J>'-4-r 
SV2 5«g (0.0722— ol) . 4- (^i^ 
Mrs^) tttBtM4Am8 (0. 1 4 4— ol) 

aV«B»y»>A4 0« (0.28 9— ol) tN,N-y 
>fA-*^AT5 H 3«I«I»T\ i o O^tOSBRUT 8** 
ISWffLfc. EJBSfc:**aii. ^no*/^T2Hltt 
JUL. (E«(Na 2 SO,)«. *EETS«*«3cLfc. 

o*^A-j<^y— ;p (1 50: 1—70 : lv/v) » 
f iU— KLt, 1- [3- [ [4- (S^xX/UXh 

*>-) -l -tr^ya^T^v* *] rsy] me 
/H -iH->fsr/[4.5-c] *y y>-4 -r 

5 VI 5ms (0.0 26 0-oD (m P : 1 

5 8— 1 6 2.51C) f: LT»fc. £<Ofctf>?>4HlSW9 

[0102] IR(KBr)a-':3200, 164 
0. 1 530. 1 070, 700 
'H-NMR (CDC 1 j ) S (pp.) : 1.6 2 (2H. 
m) . l.77(4H.m). 2.10(2H.m). 2. 
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1 9 (2H.m) . 2.29 ( 2H. t . J«7.0Hz) . 
2.34 (2H.t. J-6.4Hz) . 2.69 (2H. 
m) . 3.35 (2H.q.J=6.5Hz) . 3.40 (1 
H.m) ; 4.58 (2H.t. J = 7.0ttz) . 5.45 
(2H.bs). 5.47(lH.s). 7.19-7.3 
4 (1 lH.m) . 7.5 1 (lH.t. J = 7.7Hz) . 
7.82 (1 H. t.J=8.4Hz) . 7.92 ( 1 H. 
s) . 7.93 ( lH.d.J=8.2Hz) 
[0103] (JBfcft28) 
10 1- T3- (5-»DO)Ky»/^T^) TDK 
^1 -iH->f srv- T4.5-c1 ^y»J>-4-T 

l- (3-rsyrne/p) -ih — fs^v[4.5 

-c] #yyv-4-rSV0.32tt (1.33-al) 
tN.N-^-f-A^^TS H4 0b1(C«SL, 5- 
^onanWKO. 1 5-1 ( 1. 4 6-ol ) AVl - (3- 

~j*+n,T 5 ymtrii/) - 3 -x-f-A^/usirs^f 5 k 

•«Wffl0.38K (1.9 9-1) ^Jni5Bari*M 
ItLfc. «E»to|e*in£. lffl6x^-yWT2 EJ3 &fc:? 
20 omtv/Wk —j< ^ J—fo (10: lv/v) T2BJ«aiL 

fc. *w*****ratf«- u ras ( n ax so« ) «. 

M/TT*»KU 1- [3- ( 5-7onA^yf y-f;p 
rsy) row] -ihh SfV[4.5-c] * 

yyv-4-TSVO.l 6k (0.44 5— ol) 

[0104] IR(KBr)cr' :J470, 329 
0. 1650. 1525. 1395 
30 'H-NMR (DMSO-ds) * (pp«) : 1.62 (2 
H.m) . 1.70 (2H.ra) . 2.00 (2H.t.J = 
7.0Hz) . 2.12 (2H.t. J=7.4Mz) . 3.12 
(2H.q. J = 6.3Rz) . 3.62 (2H.t.J = 6. 
2Hz) . 4.59 (2H. t. J = 6.9Hz) . 6.6 1 
(2H,bs) , 7.26 (lH.t.J=»7.6Hz) . 7. 
45 ( lH.t. J = 7.8Hz) , 7.63(lH.d.J = 
8.4Hz) . 7.98 ( lH.br) . 8.04 (lH.d. 
J=8.2Hz) . 8.2 1 ( 1 H.s) 
[0 105] (5t3fcW2 9) 
40 1 - T3- r T4- (y^xZ/^^v) - 1 - K/* 

^r4.5-cl4r/yv-4-T5^»Atf 
1 - [3- ( 5-^dp;1^>-5/-(^7S y) TOC 
*•] " 1 H-4 SrV [4.5-c] ^yyy-4-T 
5^5 Oig (0. 1 3 9—o 1) . 4- ( y'7xZ;M h 
*£✓) y . fflKfi 4 2« (0. 1 3 9nol) a 
WKKWy>A58K(0.4 1 7-1) S-N.N-y* 
f-/Mvl,ATS H3Bl4re. 1 0 0r:iZjBmLT7mWa 

50 n:. «i6«:T/P5^7A^o-7h^5 7-*-<cf+L. 
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10 



20 



?UQtiu\,J>-X ?y-/M 100 : 1-70: lv/ 
v) MttittfCJ: 9Btttt*JW>* Sttffiftx-f A- 
rhy*aW-hl/CiFBU 1 - [ 3- [ [4- (x 

$y]TD^] -lH-'fSJ'VU.S-c]*/ 
U>-4-r$>-2 0«g(0.0 3 38«ol) fcfifett 
5fc(mp: 152-154X:) t LT8fc, Z<r>h<M 

[0106] 1R ( K. B r ) ca ~ 1 : 3330. 320 
0. 2940. 1 640. 1 530. 1070. 700 
1 H-NMR (CDC la) (pp.) : 1.50 (2H. 
m) . 1.6 4 (2H.«).1.6 9 (2H.m) .1.84 

(2H.m) . 2.08 (2H.m> .2.19 (2H. 
m) , 2.20 (2H,t. J = 7.4Hz) . 2.30 (2 
H.t, J=7.2Hz) . 2.70 (2H.m) . 3.36 

(2H.q. J=6.5Rz) . 3.41 (lH.m). 4.5 
7 (2H.t.J = 7.0Hz) . 5.45 (2H.bs) . 
5.49(1H.b). 5.94 (lH.t.J = 5.8H 
z) . 7.21-7.37 (1 lH.m) . 7.5 2 (1H. 
t, J = 7.7Hz) , 7.83 (lH,d,J=8.4Hz) . 
7.90 (lH.s) .7.92 (lH.d.J = 8.4Hz) 

t0107] (wmso) 
l - T3- (t-- r*±'s*<+j4>i,T*j) roe 

1- O-rsyrat:*) -ih — f $r/[4.5 
-c] ^yy>-4~rsyo.248 (i»n fcN. 

N - ^tiW-^r 5 K 3 Oil tdKS U 6 - 
*:Ta>*0.21g (1.1m»1)XZM- (3-SoC 

* ^rs /roe/i^) - 3 -x^/v^a^m s h • s 
i«o.29g (i.5«oi) tan*, sariwwfi, 
ft. o«fc:*ia*tftii.iwx^r2gi«aiL. e 

J* (Na,SOi) * % *ET***«*U:. «**x 

-T7l^fc*T h U faP- h LTlFEU 1- [3 
- (6-7u*^*ys4fi,T$S) -1H 

—fs^/U.s-c] ^ygy-4-rsy5o a g 

(0.1 2 0-oD *Refe»3fcfc LTtofc. COfcO 

[01081 IR (KBr)c*-» : 33 30. 3 20 
0. 1 540. 1 540. 1 395 
■H-NMR (DMSO-de) S (ppm) : 1.36 (2 
H.m), 1.52 (2H,m), 1 .70 (2H.m) . 
2.00 (2H.m) . 2. 1 0 (2H.t.J = 7.0H 
z) . 3. 1 1 (2 H.m) . 3.6 0 (2H.t. J = 6. * 

VA>\Z9y*:S7<>\s-h (SP-20) 

syxf-^BK vrrotr/p ( i pm) 
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8Kz) . 4.59 (2H.t.J«7.0fe) . 6.56 
(2H.bs) . 7.25 (lH.t.J«7.4te) . 7. 
44 (lH.t.J=7.4fe> .7.62 (lH.d.J = 
7.8Hz) . 7.95 (lH.br) . 8.03 (lH.d. 
J=7.4Hz) . 8.20 (lH.s) 
[0109] (SatM31) 
1-T3- rU-f^xX/l^M^) 

u 5^**7^1 rs/]:rottn-iH->rj: 
1- [3- (6-yntA k ^y-f^T$y) Tntf 

*] - ih— <s^/[4.5-c]*yy>-4-r 

SV4 5«g (0. 1 08moI) % 4- (y7x-iM|> 
tf<y y> • ffitt»6 5«g ( 0. 2 1 5»l ) & 
t«HMry**59«g(0. 430«ol) *N,N->* 
•f-**jt*r$F3Hl4>. 1 00X:teha6LT8ttBffl! 
#Ur. EJ6«Ji*frlni^oo*;^r2igtta{L. 
(Hi (NaiSOO 8L «BETJ8HtB*L^. 

*-X*y-/M150: 1-7 0: lv/v) »aiS# 

-hLTMKU 1- [3- [ [4- (^7x^f 

-l -t:^y5;v^*iry>f^] rsv] rot 

*] - 1 H-- f [4. 5-c ] V>-4 -T 
$y28«*(0.0462»l)***fe»*(mp : 

1 5 1-1 5 5r) t LZWz. ZCOhMtt/emr 

[0110] I R (KB r ) or 1 : 33 30. 294 
0. 1630. 1 540. 1070, 700 
•H-NMR (CDC Is) 8 (pp.) : 1.31 (2H. 
m) . 1.48 (2H.m) , 1.63 (2H.ni) . 1. 
70 (2H.m) . 1.86 (2H.m) . 2.07 (2 
H.m) . 2.17 (2H.t.J = 7.6lte) . 2.20 
(2H.ro) .2.27 (2H. t. J = 7. 6Hz) , 2.7 
1 (2H.m) . 3.37 ( 2H. q. J = 6. 5Hz) . 3. 
42 (lH.m) . 4.57 ( 2H, t . J «6.8Hz) . 
5.45(2H.bs). 5.50(lH.s). 5.62 
(lH.t,J=6.0Hz) . 7.2 1-7.37 (1 1 H. 
m) . 7.5 3 (lH.t.J«7.7Hz) . 7.83 (1 
H.d.J = 8.4Hz) . 7.90 (lH.s) . 7.93 
(lH.d. J«8.2Hz) 
[0111] («tt*32) 
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40 



0 
2 
0 
7 
1 0 



2g 
0g 
4g 
4g 
0g 



[0112] sox:iziB&lt:Vfrt:?>*/yvu-x&)xb (sp-20) 2gic*«*ft:^*o.2gttoiia 
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tmmtti. ztuzs. vx+ym4vTX3\£n> < i p 

M) 0.4 89CfcS6»JW (8 or) LT 

[0113] (lt««l ) 
2%4 S**Kfc*<Ofm 

8 O'CCJnftL^'f VX-rTU >-R5 gC#SB»r4 9 
8 8 8 1 5 KEIloarin^Jfc Ur-f S 4HE K 0 . 5 g 

trtatmmmLti. ztttz. mamrn (sot:) lx 

AXtSILtz. 

(0 114) (ttmt2) 

o. 1 2xy>-fDyv«:f {is*s*mm **<o± 

[01 1 5] (%ftR33) 

ttbx»£>*m 

<Wt3 0 0-6 0 0sr*>ttS. Hart I eyJfcEyt^E 

I s h i i 4 (NeuaiOT-Sctaiedeberg s Arch. Pharaaco 
1.. 332.219-223. 1986) fcj: 0«K6Sn^*&*-«C 

£«9ttn*:«. IMMWH:'eoT<B2~3«*0«*n« 

fc. «*(±3 71C«naUfe9yKK (Krebs bicarbonat 
e*:NaCI 118.lri.CaCh 2. 5aN. K 
H»P04 1 . 2«M, KC I 4.61M, MgSOt 1.0 
■M, NaHCOi 2 5 aM. glucose 11.1*. P 
H : 7.6 5) imtzLtzl 0«IV7\5txgS4»tz»£ 
L. 9 5XO*. 5%COt<oa^XfXtiI»U«:. a* 

y^TsL-V- (NEC San-el. Type 45196A) 
SJlT>y (NEC San-ei.Type 1236) tritLT'O 
9m\s9+a—y— (RIKADQKI R-50) ±(Cie«Lfc. 
[0 1 1 6 ] 1 SHSJ incubation LT*wt,b;** 

S>( 1 0*»M) «rtt*LTHaiRie*»;t. C*l£ft 

[0 1 i 7 J fc**$vzttga»iifc«A«*fc:. -fs 
**K (l-4V7+fr-lH-4 [4.5- 

&V*IWHl:£1*j{iDMSO (i^fvK*.^**-^) 

( d m s o <r> w x *^*T<6ft**«aoi o . 

1%) Ufc. 

[0118] (2) e* 

*/HE -r r*W«<Ob.X:? 5 VCIifc 5 OJSJWW** 
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mn^a^sge ( i csett) *«T<oa i tc^r. mm 

«22. 24. 27. 2 9Rtf3 1*>fc£1ttiS/7x>' 

[0 1 19] 
[SI] 

SI 



10 



*m<t*m \ ntx* 5 wwi c 1 c.i 




>1 0*»M 




1. 5X1 0-»M 


Miff 2 2 


3.4X1 0"M 


miff 2 4 


4. Ox 1 O-'lf 


***2 7 


1. 9 x l 0 -*M 


Wi«2 9 


8.4x1 0"*M 


XMI3 1 


2. 2X1 0~*M 



[0120] (%t«0f34) 

sasxmsmmim 

lMMi49a»£>Ba 1 b/c7W (If) tB*^PT 

20 («) j: oiuL i amvmumwkizmmzfc l 



[0121] a>^-jK«[jScoj» 
0 . 9X«Hfc*- MJ ?A***2 0«IC-^b b •> 
— (Derntophagoidespteronyasinus: International B 
iologicals. Inc. ;Lot.No. 14679) 1 gfrSSqiU 3 0al 
<0** s^-f Xtf-y r-t=#U *»T. 4 0 0 0-4 5 
0 OrpaT**5"--M XL* (SWUrFT**^^ X 

-MXLfc) . * j e^'7--fXtJtJ8«S:5 0«loiMttf 
30 C»L. SST3 5 0 0ipaT5*HBBl£m». ±fi£ 

mnmxts^Lt: (s»a) . wO«^2isitto£ 

-rCkfcioT. *»B. S»CS-»fc. ««★ (RO 
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AB Title compds. I (X = H, halo; m * 1-9; n = 2-12), which show eosinophil 
infiltration inhibition and antihistaminic activity, are prepd. Eight 
types of intermediates for I are also claimed. An EtOH soln. contg. 0.12 
g 1- [3- (acrylamino)propyl]-lH-imidazo[4, 5-c)quinoline-4-amine (prepn. 
given), 0.13 g 4- (diphenylmethoxy) piper idine.HCl, and NaHC03 was refluxed 
overnight to give 75 mg I (X = H, m = 2, n = 3), which in vitro inhibited 
histamine-induced contraction of tracheal muscle of guinea pig with IC50 
of 3.4 .times. 10-7 M, vs. 1.5 .times. 10-7 M, for diphenhydramine . HC1 . 
An ointment contg. I was formulated. 
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